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TOCYODAPCTBEHHBHA CTAHILAPT COlOSA cCcP

CILJIABbl TUTAHOBBIE
MeTonn onpepesieHHs] XKejae3a roCT
Titanum alloys 19863.5—91

Methods for the deterrmnation of 1ron

OKCTY 1709

HMata seepenus 01.07.92

Hacrosiuit cramgapr ycraHasanBaeT (pOTOMeTpHUecKHl (NP Mac-
copoit moae ot 0,01 no 2,0%) m atomHo-aGcopbuyonuslil (NIpH Macco-
Bo#i goae or 0,01 1o 5,0%) Mel0aLl onpenesenid xeae3a.

1. OBIUKE TPEBOBAHUSA

1.1. O6mue TpeGoBanHsi K MeroiaM aHaxauza —no ['OCT 25086
C JIONOJIHEHHEM.

1.1.1. 3a pesysaprar aHajH3a NPUINMAOT cpelHee apudmerHue-
CKOe Pe3yJIbTaTOB [IBYX HapaJjsiejbHLIX ONpeaeNeHHH.

2. ®OTOMETPHYECKHR METOA ONPEAEJNEHHSA )XEJIE3A

21. CymHocTp MeTO/a

MerTox OCHOBaH Ha PacTBOPeHHH NPOOH B CepHOH KHCJOTE, BOCCTa-
HOBJIEHHHM TPEXBAJIEHTHOTO 2Keje3a A0 JABYXBAJICHTIOIO THAPOXJIOPH-
JIOM THADOKCHJIaMHHa, 06pPa30BAHHH OPAHIKEBOTO KOMILIEKCAa ABYyXxBa-
JeHTHOro xeJjesa c 1,10-dpenanrponvnom npu pH 5 u mwamepennn omn-
THYECKOH NJIOTHOCTH pacTBopa NpH JJuHe BOJHH 510 HM.

22. Aunmaparypa, peakTHBHE H PacTBODH

CrnekrpodoToMerp uin (OTOIEKTPOKOJOPUMETP.
Kucaora cepras no I'OCT 4202 naornocrsio 1,84 r/em® u pacreop
1.3.

Hspanue oduunanshoe

Hacrosuinit CTaHpapT He MoMeT ObITb NOJHOCTBLIO HJiM WaCTHYHO BOCNIPOM3BejeH,
THPAXKHMPOBAH M pacnpocTpaHeH Ge3 paspemenusa loccrannapra CCCP
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C. 2 TOCT 19863.5—91

Kucnora consimas mo I'OCT 3118 maorHoctsio 1,19 r/em® u pac-
TBOp 1: 1.

Tunpokcunamuuna ruapoxsaopun no FOCT 5456, pacrsop 100 r/ams.

1,10-dbenanTponun.

Harpuii ykcycuHokucasiit no TOCT 199.

Kucyora Bunnas no 'OCT 5817.

Cmech peaxkTHBOB: B KOHHUECKYIO KOJOy BMeCTHMOCThIO | AM3 moMe-
waror 1,25 r 1,10-penanrponuna, npuiausaior 500 cm® Bozsl ¥ Harpe-
BalT 10 pactBopennst K pactBopy no6amnsioT 40 © BHHHOM KHCJOTH,
500 r yKCyCHOKHCJIOTO HATpHs, NOJHBAIOT BoAOH X0 1 AM® u mepeme-
wHBalOT. PacTBop npurojeH AJs NpHMeHeHHs B TeueHHe 3 HexeJb.

JKenezo peaktusHoe (BOCCTaHOBJIEHHOE).

CranjapTHbie pacTBODHI XKeJe3a

PactBop A: 0,1 r Xese3a noMellaloT B CTaKaH BMECTHMOCTBIO
250 cM3, npunusaior 80 cM® pacrBopa COJITHOH KHCJIOTH, HAKPHIBAKOT
4acoBLIM CTEeKJIOM W pacTBOPSIIOT NpPH HarpeBaHHH. PacrBop oxaax-
JAl0T 10 KOMHATHOH TeMIepaTyphbl, ONOJIACKHBAIOT 1aCOBOE CTEKJIO BO-
Jofl B cTaKaH, B KOTOPOM NPOBOJAWJH PACTBOpEHHE, MEPEHOCHAT B Mep-
Hylo Kosn6y BMectuMoctbio 1000 cM3, nonnBaloT Bopoil 10 METKH 1i ne-
peMellHBaoT.

1 cM® pacrBopa A conepxur 0,0001 r xkenesa.

Pacreop B 10 cm® pacrBopa A mepeHocsiT B MepHy Koa6y Bmec-
Tumoctbio 100 cMmd, npuiuBawT 5 cM® pacTBOpa COJSIHOM KMCJIOTH A0-
JIUBAIOT BOJAOH 10 METKH H TNepeMeliMBaioT. PacTBop roToBsT nepea
ynorpebJeHHeM.

1 cm3 pacrBopa B comepxur 0,00001 r xesesa.

23. [TogroroBKa K aHaJdH3Y
Ilepen mpoBeneHueM aHajH3a CTPYKKY NPOOCH OTMATHUYHBAIOT.
24 IIpoBeneHHe aHaNH3a

2.4 1. HaBecky npobsl Maccoit 0,2 r nomemaor B KOHHYECKYIO KOJ-
6y BmectumMoctbio 100 cM3, npuauBaior 30 cm® pactBopa cepHoOiH Kuc-
JIOTHI, HAKPHIBAIOT KOJOY YacCOBHIM CTEKJIOM HJIM BOPOHKOH U Harpe-
BAIOT [0 pacTBOpeHHs Npolbl, MOLASPKUBAA NEPBOHAYAJNbHBIA 00BHEM
BOJLOH.

B pacrBop mpHAHBAIOT MO KamjsgM pPacTBOP THAPOXJOPHAA THIAPO-
KCHJIaMUHA 0O UCYE3HOBEHHS PHOJNETOBOHM OKPAaCKU W B H3GLITOK NATh
Kanejb, KUOATAT [—2 MuH, OXJaXKAAOT A0 KOMHATHOH TEMIIEPaTypbhl,
NIEPEHOCAT PacTBOp B MepHYIO KoJa6y BMecthMmoctbio 100 cm®, jonuBa-
10T BOJOH JO METKH H NlepPeMellHBaIoT.

2 4.2, AIUKBOTHYIO 4acTh pPacTBOPa B COOTBETCTBHH ¢ Taba. 1 nepe-
HOCST B MepHyio Kosiby BMectumocreio 100 cm®, npuanBaiotr Boiy A0
60 cm®, 5 cm® pacrBopa I'HAPOXJOpHAA THApPOKcHIaMuHa, 20 cm® cme-

CH peaKTHBOB, yepe3 10 MHH JOJHMBAIOT BOLOH NO ME1XKH H IepeMellH-
BaoOT.
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I'OCT 19863.6—91 C, 8

Ta6uauua 1

MaccoBas moas xenesa, % O6beM aJHKBOTHOM YaCTH pacTsopa, cM3
Or 0,01 mo 0,1 BKJIOY, 25
Cs. 0,1 » 05 » 5
» 05 » 1,0 » 2
> 1,0 » 20 » 1

2.4.3. OnrHuecKyl0 IJIOTHOCTh PacTBopa uaMmepsiorT uyeped 30 MuH
npu AJAHHE BOJEBI 510 HM B KIOBeTe ¢ TOJIMIMHOH (OTOMETPHPYeMOro
ciost 30 mMm.

PacTRopoM CpaBHEHHs CJIYXKHUT PACTBOP KOHTPOJILHOTO ONHITa, KO-
TOpBIE roToBat no nm. 2.4.1 u 2.4.2 co BCeMH HCHOJNL3YEMLIMH B aHa-
Ju3e peaKTHBAMHU.

Ilpu avanu3e CnaaBoB, CcoOAEpKALIUX XPOM, HHKeJb H PBaHajul,
PACTBOPOM CpaBHEHHS CJAYKHT KOMIEHCHDPYIOWUIA pPacTBOpP: ajuKBOT-
HYI0O yacTh pacTBopa Opo6hl cornacHo Tabj. 1 mepeHocAT B MEpHYIO
KonbGy BmectumocTtbio 100 cm3, monmBalOT BOAON A0 METKH H HepeMe-
HIHBAIOT.

B sTOM c/ayuae ONTHYECKYIO IJIOTHOCTb PacTBOPa KOHTPOJbHOIO
ONILITA H3MEPSIOT IO OTHOUICHHIO K BOAE M BHRIYHTAIOT M3 OHTHYECKOMH
IVIOTHOCTH PACTBOPOB IPOOHL

MaccoByo LOJII0 XKejle3a PacCUYMTHIBAIOT N0 TPafyHPOBOUHOMY rpa-
duxry.

2.4.4. ITocrpoenue epadyuposourozo zpagpura

B necarh U3 OZHHHAALATH MEPHHX K0J6 BMecTuMOCThIO 110 100 cm?
ormepsior 0,5; 1,0; 1,5; 2,0; 2,5; 3,0; 3,5; 4,0; 4,5; 5,0 cm® crannmapr-
Horo pacrBopa B, yro coorsercrsyer 0,000005; 0,00001; 0,000015;
0,00002; 0,000025; 0,00003; 0,000035; 0,000035, 0,00004; 0,000045;
0,00005 r xese3a, BO Bce KOJIGH NPHIMBAIOT MO 5 cM® pacreopa KOHT-
POJBLHOTO ONKITA K JaJjee NpojoJaxawot no nmn. 2.4.2 u 2.4.3. PacrBopom
CpaBHEHHs CJYKHT PAacTBOP, HE COAEPKAMUN KeJyesa.

Ilo nosydyeHHBHIM 3HaYeHHSIM OHTHYECKOH IJIOTHOCTH PacTBOPOB H
COOTBETCTBYIOIIHM MM MaccaM KeJe3a CTPOSIT TpaiyupOBOUHEI rpa-
kK.

25. O6pab6oTKka pe3yabTaTOB

2.5.1. Maccosylo ponwo xeneza (X) B MpoUEHTaX BHIYUCAAIOT IO

¢opmyie

m
X= -100, 1

my

rae m — Macca Xejesa B pacTBope npobbl, HafiieHHas NO TPagyHPO-

BOYHOMY rpaduky, T;
my — Macca npoOhl B aJMKBOTHOH 4acTH pacrsopa, r.
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C. 4 TOCT 19863.5—91

2.5.2. PacxoxaeHHs pe3y/abTaToOB HE AOJKHBl NpEeBHINATh 3Haue-

Huli, YKa3aHHBIX B Taba. 2

Tabuuma 2
AGcoatoTHOE AONYCKAaeMoe pacXoxKieHue, %
Maccopas nons menesa, % Pe3ybTaTOB MapaniedbHBIX De3ybTaTOB
onpeReNeHri a”alu3a
Ot 0,010 no 0,030 Bxatou, 0,004 0,006
Cs. 0,030 » 0,100 » 0,0C6 0,010
» 0,10 » 0,3) » 0,02 0,03
» 030 » 0,80 > 0,03 0,04
» 0,50 » 1,00 » 0,05 0,06
» 1,00 » 2,00 » 0,08 0,10

3. ATOMHO-ABCOPBLLIMOHHbIN METOJ ONMPEAENEHHUSA )KEJIE3A

3.1. Cymuocrp MeTOna

MeTtoa OCHOBAH Ha PACTBOPEeHHH NPOOH B CoAfHOH u 60podropu-
CTOBOJ/IOPOAHOH KHCJIOTaX H H3MepeHHH aTOMHOH abcopbuun »Kemesa
IpH JLJIHHE BOJMHH 248,3 HM B IJIJaMeHH aleTHJeH — BO3/yX.

32. Annaparypa, peaKTHBB H PacTBOPH

CnexrpodotromMerp aTOMHO-aGCOPOHMHOHHBIN ¢ HCTOUHHKOM I3Jyde-
HHOS [JIA 2KeJe3a.

Auerunen no 'OCT 5457.

Kucnora consnag no 'OCT 3118 naornocreio 1,19 r/cm®, pacrso-
per2:1ul:l

Kucnora asormas mo I'OCT 4461 naorsoctbio 1,35—1,40 r/cm3.

Kuciora ¢ropucrosonopoanas ro FOCT 10484.

Kucsaora 6opuas no TOQCT 9656.

Kucisora 6opodropucrosogopoanas: k 280 cm® ¢ropucroBo1opo-
HOM KucjaoThl npu temneparype (10+2)°C nofaBasior nopuisiMH
130 r GopHOM KHCJAOTH U NepeMeuHBaioT. PacTBOp TOTOBSIT H XPaHAT
B NOJIUSTUIEHOBOH HOCYIE.

Turan ry6uarsiit no FOCT 17746 mapku TI'-100.

PacTtBopH TUTaHA

Pacrop A, 20 r/aM3: 4 r THTaHA HOMeWlAlOT B KOHUYCCKYIO KOJOY
BMecTuMOcThio 250 cM?, nobamsitor 160 cM® pacrtBopa coasgHolt Kucao-
T 2: 1, 8 ¢M® GopodhTOPHCTOBOLOPOAHON KHCJIOTH U PACTBOPSIOT NMpH
yMeperHoM HarpesaHuu. [locae pacTBOpeHHst HaBeCKH A06aBJsIOT
2 cM® a30THOH KHCJIOTH ¥ KHUOATAT PacTBOP B TedeHue | muH. PacTBOp
0XJIaXkK/Jal0T A0 KOMHATHOH TeMNepaTypHl, NePEeHOCAT B MEepHYIO Koaby
BMecTuMocTbio 200 cM3, H0JHBAOT BOAOH 40 METKH U NEPeMEUIHBAIOT.

Pacteop B, 10 r/am3: 1 r THTaHa NOMEeNIalOT B KOHHYECKYIO KOJIOY
BMecTHMOCThIO 250 cM?, mobaBasior 80 ¢M® pacTBopa COJISIHOH KHCJIO-
TH 2: 1, 4 cM® GopodTOPHUCTOBOLOPOAHGH KHCJAOTEH W PACTBOPSIOT NPH
yMepenHoM HarpeBaHHH.
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I'OCT 19863.5—91 C. &

Ilocne pacrBopeHusi HaBeckH A00aBJsSIOT ABAJNAaTh Kanedb a307-
HOM KHCJOTH H KHISTAT pacTsop B TeueHHe | MuH. PacrBop oxaaxk-
JlaloT 10 KOMHATHOH TeMneparypshl, IIePEHOCAT B MePHYyI Koaly Bmec-
tuMoctbio 100 ¢M3, nonuBalOT BOAOH A0 METKH H INepeMellHBaloT.

JKeneso kapSouunsHoe no FOCT 13610.

CranjapTHbie PacTBOPHL xeJjie3a

Pacreop A: 1 r uHcTOro KapOOHHJIBHOTO XKeJje3a pacTBOPAIOT B
50 cm® pacrBopa cossiHOM KucJoThl 1: 1, 106aBaAAIOT HECKOJLKO Ka-
nesb a30THOW KMCJIOTH, KHIATAT pacTBop B TeueHHe 1—2 muH. Pac-
TBOP OXJIAXKAAIOT A0 KOMHATHOH TeMmepaTyphi, NepeBOIAT B MEPHYIO
konby Bmectumoctbio 1000 cm3, nosuBaOT BOAOH 1O METKHM U IepeMe-
LIMBAIOT.

1 ¢m3 pactsopa A cozepxur 0,001 r xenesa.

Pacreop B: 10 cm3 pacrBopa A mepenocsT B MepHylo Kojify BMmec-
tumocTbio 100 cM3, 1oMHBaOT BOAOH IO METKH H NepeMeHiuBaioT.

I cm® pacrsopa B conepxur 0,0001 r xenesa.

3.3. IloaroroBka K anaausy -— o n. 2.3.

34 IlpoBeleHHe aHaJjM3a

3.4.1. HasecKy npo6u Maccofi B COOTBETCTBHM ¢ Tabi. 3 noMema-
0T B KOHHUeckylo Koaby Bmectumoctoio 100 cM3, nobGasasiior 20 cm?
pacTBopa cosisiHo¥ KucsoThl 2 : 1, 1 em® GopodropHeToBoaopoaHoii Kuc-
JIOTH H PAcTBOPSIOT IIPH YMEPEeHHOM HarpeBaHMH.

Tab6aunua 3

Macca HaBECKH Buaecrumocts  |O6bem  poGapnsemoro
MaccoBas gona xenesa, % npo6sl, cM3 MepHo# K0AGHI, pacTBOpa CoJIsiHOM
’ oM Kkucnorel 11, cm3

Ot 0,01 aq 0,10 BRIIOY, 0,5 1€0
Cs. 0,10 » 1,0 » 0,25 250
» 1,0 » 50 > 0,25 250

| oo

Tlocne pacrsopenus: npobul Ao6aBasiior 5—10 Kanesb a3oTHOM Kuc-
JIOTHl M KUNATAT pacTBOp B TeueHHe | MmuH. PacrtBop oxaaxpaior 1o
KOMHATHOH TeMmMreparyphl, IepeHOCAT B MepPHYI0 KOJ0y BMeCTHMOCTHIO
corjiacHo Tabu. 3, N06aBAAIOT PACTBOP COJisTHONW KUcCJOTe 1:1 (cm.
tabJ. 3), DOJMHBAIOT BOJAOH M0 METKH W MepeMellHBaIoT.

3.4.2. Tlpu maccoBoft noge xenesa ceuiwte 1,0 g0 5,0% or6upaior
aJHKBOTHYIO uYacTh pacrBopa 20 cm3, moMmemiaior B MepHyIO Kouaby
smectumocTeio 100 cm3, nobapasitor 2 cm® pacTBopa COJSTHOH KHCJIOTHE
1:1, ntonuBaoT BOAOH A0 METKH H IepeMelIHBaloT.

3.4.3. PacTBOp KOHTPOJBHOTO OmbiTa roToBAT no nn. 3.4.1 u 3.4.2.

3.4.4. ITocTpoerue epadyupos8ounozo epagura

3.4.4.1. TIpu MaccoBo#i nose xenesa ot 0,01 o 0,1%
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C. 6 TOCT 19863.5—91

B mects MepHBIX K016 BMectuMocTbio mo 100 cM3 mpHJAHBAOT IO
25 cm® pacrBopa TuTaHa A, B nsith H3 HuXx oTMepsior 0,5; 1,5; 3,0; 4,5;
6,0 cM® crangaprHoro pacrBopa xkesesa B, uro coorsercrsyer 0,00005;
0,00015; 0,0003; 0,00045; 0,0006 r xese3a.

3.4.4.2. T1pu maccoBoi#t none xenesa cemie 0,1 no 1,0%

B mwects MepHBIX K06 BMecTHMOCTBIO mo 100 ¢cM® mnpuiHBAIOT NoO
10 cM® pacrBopa TuraHa B, B msath M3 HHX oTMmepsior 1,0; 2,5; 5,0; 7,5;
10,0 cm® craHpapTHOTO pacTBopa xkejyesa b, uro coorBerctByer 0,0001;
0,00025; 0,0005; 0,00075; 0,001 r xenesa.

3.4.4.3. Tlpu maccoBoil gone xesnesa ceouue 1,0 1o 5,0%

B mects MepHHIX K06 BMecTHMocThiO o 100 cM® mpusamBalor no
2 cm® pacrBopa THTaHa b, B nate u3 Hux ormepsior 2,0; 4,0; 6,0; 8,0;
10,0 cm® cragaapTHOrO pacTsopa xenesa b, uto cooteercryer 0,0002;
0,0004; 0,0006; 0,0008; 0,001 r xene3a.

3.4.44. K pacrBopam B KosnGax, NpPHUroTOBJeHHBIM Mo nn. 3.4.4.1,
3.4.4.2, 3.4.4.3, no6asisior no 2 cM® pacTBOpa CONAHON KHCAOTH 1: 1,
JOJIMBAIOT BOAOH A0 METKH M IePEMEIIHBAIOT.

3.4.5. PactBop npoGHl, PACTBOP KOHTPOJILHOTO ONBITA M DACTBOPH
JUIsL IOCTPOEHHS TPAAYHPOBOYHOTO rpadHKa pacHbBUILIOT B IJIaMs ale-
THJEH — BO3AYX (OKHCIHUTEJBHOE) H H3MEpsIoT aTOMHylo abcopOuuio
XKeJjie3a NPH AJHHe BOJHBI 248,3 HM.

ITo nosyueHHBIM 3HAYEHHSIM AaTOMHBIX aGCOPOHHA H COOTBETCTBYIO-
IIHM HM MacCOBHIM KOHIEHTDaUHSAM KeJje3a CTPOST I'PaLyHPOBOUHBIMA
rpaduk B KoOpAaHHATaX «3HaueHHe aTOMHOro MOIJIOMIeHHs — Macco-
Basl KOHLEHTPaLHs KeJe3a, I/cM».

MaccoByio KOHLEHTpALMIO KeJjie3a B pacTBOpe NpoGH U B pPacTBo-
pPe KOHTPOJIBHOIO ONbITA ONPEAENSIOT 0 IPafiyHpOBOYHOMY rpadHKy.

35.06paboTKa pe3yabTaTOB

3.5.1. MaccoBywo goai0 xejesa (X;) B IpOLEHTaX BHIYHCISIOT IO
dopmyJae

X,= _(ﬂ‘_ci),'_‘_’._.loo' )

m

rae Ci-— maccoBasi KOHLEHTPALHs 3Keje3a B pPacTBOpe Npolbl, Hal-
JeHHad 10 rpaiyHpoBoYHOMY rpaduky, r/cMd,
C. — MaccoBasi KOHUEHTPAllHA KeJle3a B PACTBOPE KOHTPOJBHOrO
onniTa, HafileHHas 1O rPalyHpPOBOYHOMY rpaduky, r/cms;
V — o6mem pacrBopa npo6El, cM3;
m — Macca HaBecKH B pacTBope IPoGH HJIH B COOTBETCIBYIOLIEH
aJIMKBOTHOH 4yacCTH pacTBopa IpoOw, T.

3.5.2. Pacxox/[eHHsI pe3yJbTaTOB He MOJKHE NpEBHUIATL 3Hade-
in#, yKa3aHHHIX B Taba. 4.
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rocCT 19863.5—91 C. 7

Ta6auma 4

MaccoBan jaons xeneza, %

AbcoaloTHOe aonycKaemoe pacxoxkpaenwe, %

pe3y/abTaToB TapaieAbHbIX pe3yabTaToB

onpeneseHHH aHaJH3a

Ot 0,010 go 0,025 Bxalou. 0,003 0,005
Cs. 0,025 » 0,050 » 0,005 0,007
» 0,060 » 0,100 » 0,010 0,015
» 0,100 » 0,25) =» 0,015 0,020
» 0,250 » 0,500 » 0,025 0,030
» 0,50 » 1,00 » 0,05 0,07
» 100 » 250 » 0,10 0,15
» 2,50 » 500 » 0,15 0,20
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UHPOPMALIMOHHDBIE JAHHBIE

. PASPABOTAH U BHECEH MuHuCTEPCTBOM ABHAUHOHHOH Npo-
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. YTBEP)XIAEH U BBEAEH B JEWUCTBHUE I[locranosacHueM
TFocysapcreennoro xomutera CCCP no ynpamieHuio KauecTBOM
NPOAYKUMH M cTanpapram or 05.05.91 Ne 625

3. BBAMEH IrocCT 19863.5—80
4. TlepHOAMYHOCTH NPOBEPKH — 5 JieT

5. CCbIJIOYHbBIE HOPMATHBHO-TEXHUYECKME NOKYMEH-
Thbl
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Ha KOTODBI Aana CCblIKa Homep nynkra
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FOCT 4234—77

I'OCT 4461 ~77
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TOCT 5817—77
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